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eUianol on the steam bath. Evapn. gives the maleate salt 
Prepn. of amidrazones: a soln. of 2.0 g. ^P^X^^l' 
arafaio-5-nitrosopyriraidine and 0.7 g. raalonomtnle in 30 ml. 
pyridine is heated at 90-6° 4 hrs. Themfait. k™lft™ a 
rotating flash evaporator to »/, vol. and ddd. ™- 
H s O. The solid is collected by filtration, washed with H t O, 



Ham J. Chambers and Donald D. Coffnwn (to E I du Pont 
de^emows & Co.). U.S. 3,023,208, Feb. 27, 1962, Appl. 
Poh o 1060- 5 oo. A series of perfluoroaro compds. were 
JreV'and 'condensed with dienes to produce the title 
a compds. Thus, 20 g. CF.CN, 75 g. AgF, and 35 g. Br were 
heated in a bomb to 100° 1 nr., 150° 1 nr., and 250° 2 hrs., 
ttiU. me soiia is cuuwicu uymu^ -r- o~L"" v r and the contents fractionated to give 60% dFsN:NCtF 8f b. 
and recrystd. from aq. dimethylformamide to give a ™™ T«% CF.CFrNBr, and 1% CF,Br SimUarly 

4,7Kiiamino.0^yanopteridine m. above 36 0\ A ^suspen- HMO > « g^tSS, ha l og tn } b.p. of a*> compd., yield of 
_ s „. - , _ ^ - inftn.i a nhvd. BtOH with 1 g. _ were ^prepa. v» «u , ^j^. and yield of haloimine are 

«Ve^)r^F»CN; Br, 68^71 «, 8 g. from 30 g., 5&-€l°» 1 g. 
SoTio »-C.FtCN. Br, l(»-l£. 84%. /W', a 

e ) and 6.64 g F,CN : NCF, (I) were sealed in a pressure tube 
heated to 1<XH37 30 mi..., the product distd. tn vacuo and 
refractional to give 4 47 g. .J>bis(UifluoromethylM> 
dimethyH,2,3,6-tetrahydropyndazine, b,<> 69 . I was 
Smilarlv condensed with cyclopentadiene to give 68% 
of 12-^ 

? ^£-£1: koo similarly were prepd. (subsUtuents on 



siou of 1 g. of this material in 100 nil. anhyd. BtOH with 1 g. 
hydrazine is heated at reflux uutil.a clear red spin, results. 
Tlie inixt. is cooled and H t O added to sep. a yellow >solid ( ,2- 
phenyl-4,7-diaraino-6-pteridiueamidraw>ne f m. 287 (de- 
coinpn.) (aq. dimethylfonnamide). A suspension of 1 g.^ 
phenyM,7-diamino-6-cyanopteridine in 100 ml. anhyd. 
EtOH with 1 g. iV-methylhydrazine is heated at reflux. 
Cooling and addu. of H,0 gives a yellow solid, Z^"/ 1 ^' 7 " 
diamino^-pteridine-^-methylarnidrazone, m. 310 (de- 
coinpn.). This is purified by extn. with boiling BtOH and 
recrvstd. from aq. dimethylfunnamide. The inetnyl- 
aniidrazoue (500 nig.) reacts with a stoidiiometnc amt. of 
fcinaleic acid in EtOH on the steam bath to give the ma lea te 
Isalt. A suspension of 1 g. 2-phenyl-4,7-diamino-6-cyano- 
pteridine in 150 ml. of anhyd. MeOH with 0.75 g. of unsym. 
dimethyUiydrazine is heated at reflux several hrs. Cooling 
and addu. of H,0 gives 2.phenyM,7^iamino^pteriduie-N- 
diinethylamidrarone. Similarly prepd. are 4.7-diamino-^- 
phenyl-6-pteridinecarboxylic acid hydrawde, 4,7-diammo-J- 
(Vchlorophenyiy^ptcridinecarboxyUc acid methylhydra- 
iide" 4,7^iaminc~2^meUioxyphe 

ylic acid hydrazide. 4,7^iaminc-2^3-tmenyl>^-pteridine- 
carboxylic acid dibutylhydrazide, 4 i 7-diamino-2K2 : thienyl)- 
(i-pteridiuecarboxylic acid propylliydrazide, 4,7-diamino-z- 
(w-tolyl)-6-pteridinecarboxylic acid hydrazider4,7^ammo- 
2-ftf-fluorophenyl)-6-ptcridinecarboxyhc acid methylhydra- 
zide, 4,7^ianiiHc-2Km.a...iiiophenyl)^ptendinecarboxyhc 
acid hydrazide, 4,7-diamino-2-(at I a,of-tnfluoro-^tolyl)^- 
ptcridinecarboxylic acid inethythydrazidc, 7-arnmo-4- 
iHethylainino-2-plieTiylpteridiuecarboxyhc acid meUiymy- 
drazidc, 7 - amino - 4 - diineti.ylamino - 2 - plieaylptendme- 
m%iA Kiv/lrei7iHp. 4.7-dianiino-2-(4-Dynoyl/"0- 




_ incui^iaiiiiiiv-A - w.. j - r 

carboxylic acid hydrazide, 4,7Kiiaroino-2^4-pyridyl)-&- 
ptcridinecarboxylic acid dimethylhydrazide, 7-amino^Hfli- 
butylamino-2-phenyI-(>-pteridinecarboxyhc aad hydrazide, 
4,7- dianihio-2 -(m-hydroxyphenyl) - 6 - ptendmecarboxylic 
acid inethylhydrazidc, 2^^hlorophenylH,7-diamino-6- 
• j- :j ~ ♦u* nm ;/iraTnnp fmm the cvanooteri- 



.(dcF,),, 4,5-M*. 44%, 59-60/1.^ H 

Substituted 6-chloro-1.3,S-triazines. 3f. V. PhiUps' 
Gloeilampenfabrieke... Brit. 892.421 Mar 28. . 1962 
xr».h A^nl Aor 5 1957: 6 pp. ReacUon of 2-butoxy- or 
d ^ytA%M™l 3?6Sia«ne (1 mole) with amines 
(2 moles) and thiols (1-1.2 mole) yielded the foiling I 
piri 4 yield, and b.p./mm. given): BuO,iso-PrNH,82, 

74 122°/0.07; BuS, Me 3 CHCHfCHjS, 8^', 1*0-*. ly-f* 
-Bub n-Lli»S, 66, 135V0.2 • a " d = c W ^ 

mole) and BuSH (2 moles) yielded I ( R l = R = Bug), Oo-i 

135°. 




) 



dine, m. z/o \ucx-unspj.i./ vw pyrimidinc /f ---- - -- . 

pylamidrazone of the cyanoptendine formed by 
amiuo^niUoso-2.(^^ueUiylphenyl)pyrimidine, m. 279- 
80° (decompn.) (oT the pyriimdine), the iV-methyl- 
umidrazoue of the cyanoptcridine formed from 4,b-diammo- 
2-{o-fluorophenyl)-5-«itrosopyTiinidinc, the hyoVochlonde ol 
the W-dimethylamidrazone of 2^w-raethylphenyI)-4»7-di- 
amino^-cyanopteridine, ^^butoxyphenylH,7^iammc^6- 
pteridineamidrazone, 2^m-broinophenylH i 7^armno^- 
pteridine-^-methylamidrazone, 2^/M!thylphenyl)-4,7-di- 
amino-6 - p teridineamidrazonc, 2 - ( m - bromo - p - rne t lioxy - 

phellylHJ^»a lnmo ^-P te^idiueam^d^arone, 2-( <, - DUt y | - , J" 
mcthoxyphcnyl) - 4,7 - diainiao - 6 -pUridineamidrazone, ^ 
phen vl-7-amino^-inethylamino^pteridmeamidrazone, in 
phenyl -7-amino-4-dibutylainino-6-ptendine-iV-metliyi- 

amidrazonc. Cf. U.S. 2,963,479 (preceding abstr ). 

Fred xl. JPitts 

Substituted 2-^ono^hydJo^e^ahytopyrto^ 
Chemische Werkc Albert. Brit. 848,309, Sept. 14, 1960, 
Ger. Appl. May 10, 1958; 4 pp. A mixt. of mesityl oxide 
30, thiourea 23, Na 1 .5, and MeOH 75 refluxed I hr. yielded 
I (Ri = R 1 = R' = Me) 42 parts, m. 246-8° (jso- PrOH .)- 
Similarly prepd. from other a,0-unsatd. ketones (II) are the 
following I (K* « H; R', W.% yield, and ™>PVv™) : Me. 
H, 34, 151-2°; Ph, Ph, 68. 178^80°; Me, ^nrl.f.5 
175-7°; Me, Ph, 92, 191-4°; Ph, a-quinolyl, 70, 2/3-5 , 
Ph, «-pyridyl, 19.1, 158-9°. ^-Hydroxy ketones, e.g. 
AcCH-CHMcOH, AcCH,CHPhOH could be used in place 
of II. " 

f 
on 

C. P. Lo 

1 ^-Bi^fluoroaikylM .2 ,3 ,6-tetrahydropyridazines . Wil 



and 



C. P- Lo 
2 f 4,6-tri(2,4^icliloroanilino)-5-tri- 



aiid A I Krymova._rH.S.S.R. 143,808, Jan^. 1962-J 
A^l-FebTt4! 3 M6l. ^ftfe-tide-co.n^sTaT^prepd. from 
f PhNHrand cyWrric-chloVide by chlorination of the mter- 
' mediate 2-chloro-4,6Klianilino- and 2,4,6-tr.anihno-J-tn- 
SSS unSTS atoms are substituted in the aromaW 
nuclei of the final products. From BytU. Izobrrt. 1962^0. 

- 1 'W& purity mekmine from urea. "MontwaUnT' 
Sodeta Generalc per l'lndustria Mmerana e Chtmtca. 
Ital 619,512 Oct. 22, 1959, Appl. Dec. 17, 1958; 16 Vfo 
Into a 65-1- reactor, resistant to corrosion, was placed JUW 
a £ /hr of urea heated to 150'. . ?Z 
9 was 90 atm. and the temp, raised to 380 . "I e '** c ^ 
prSluct was led into cyclone separator where NH, and QO, 
were removed from fused melamine (I). Then county 
current in a stripping column, 1 kg. of I was brought m con 
-tact with 0.3 kg. of NH» collected in a receiver, andallowea 
o sUnd3 h re .in NH,.som The P^uct was removed and 
cooled by quenching with H.O to give I of 99 .5% J?unty • » 
aU these operations the column and receivers *£ at 
the same temp, and pressure. Henry reuc 

^ oSnary ammonium compounds of substituted guan- 
ammes Rohm & Haas Co. by Leo S. Luskin). Ger. 
MS% (Q. 12/». Mar. 30, 1961; U.S ^ Appl L Auj. 5, 
1958- 6 PP. The title compds., l2-RW R, NCV^Wi^ 
f 61X (1). are prepd. by treating dicyandiamide (II) 

-w^»k«NCYZCN P )X ? (ni5 in the t^jfj^f 
alk. (italyst and an inert voUtile org. solvent at P«fe» D ' y 
nf^-ioo" Thus. HI (R> = R' - R* = Me - Y T -is„i 
5T- CI) 324, H 204, and iso-PrOH 1500 is heated to boding 
i and 86% 1% KOH 14 in iso-PrOH 250 parte quickly added. 
?herni*t. so idifies. Addnl. iso-PrOH 1250 parts a .adde^ 
tne mbt refluxed 3 hrs.. the ppt. filtered off, and dn«i to 
Sye°5ht brownish I (R« = R' = R» - Me, Y = Z - H. 
. X - CI), m. 275-7° S« 



Ri = R' = R» - Me, x - ^ " 
Similarly prepd. are I (R 1 , R > K • 
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OnHCAHME H30EPETEHHH 

K ABTOPCKOMY CBMflETEJlbCTBy 

flodnucHCui eyynna Jti 5/ 

H. B. Ko3Ji08a, A. Kyt€noo l fl. H. Xoxjiob h A, M. Kpbuwooa 

CnOCOB flOJiyH EHM5I 2-XJIOP^,6AH « 2, 4. 6-TPM 

XJIOPAHHJ1MH) CMMMETPMMHblX TPMA3HHOB 

3a«BJic»o 14 <J>capa7i« 1961 r. ja J* 697555/23 b KoMHier rro zieJiaM HioCpercHMft 

It OTKpiOTHft np« COBCTC MHHHCTpOO CGCP 
Onyfi^HKoaaHO b «6»cnneTeHe HsoGpeteinm* H? \ 3a 1962 r. 



6-A» (2,4-XlHA\flOpaHMnHH) CHMMetpH^HblA TpHa3KH (I) H 
2 4, 5-TpM (2,4-AHXJIOpaHMJtHH) CHMMeipHUHblA T pwa3HH (II) *0JI«1OTC* 
XODOUJHMH CT36HJlH3aTOpaMH CBeTOCTapeHHfl nOJIHXJIOpBHHHJIOBOft cmorh B 

b K3AeAHflX. CoeA«H€HHe (!) He onHcaHO a jiHTCpaTypc. CoejumcKHe (II) 
noJiynawT npw BaaHMoaeftcTDMH 2,4.AHX^opaHHjiHHa c HHaHyp6pOMHAO*. 
ojiHaKO Hcxojiwwe npo/tyKTbi MR arort peaKUHM flBJT«MTC* TpyAHo aocTyn- 

MblMH COCAHHCHHHMH. 

ripeMaraeMHH cnoco6 nojiyieHHH coe/tHHCHRfl (I) h (II) 8 oTJiHSwe 

OT «3BeCTHWX n03BOJI«CT flO/iyMHTb KOHeWbie npO^KTU C BUCOKHMH BblXO- 

iiaMH Jin* 3Toro npOMOKyTOMHhie npojiyiaw 2-x/iop-4. 6-imaHH.flHH k 

2, 4. 6-TpHaHMJIHH — CHMMeTpMMULie TpHa3HKW XJJOpwpyWT AO C0Aep>KaHHA 

AByx aTOMOB x/iopa B spoMaTMqecxHX flapax aeJieBhix npOiiyKTOB. npoMe- 
>KyTOMHbie npoiiyKTw no/iy^am H3BccrHbiM npweMOM. hcxoa* «3 aHHJiHHn 
ii uHanypx/iopMAa, nyieM hx koha€hc3uhh. 

npHMep I. nojiyqeHHC 2*xaop-4, 6-AH (2, 4-ahxaopshhjikh) chm- 

MeTpHMHOfO TpHa3HH3 (I). 

a) no^y^eHHe 2-x;iop-4, 6-3HH./iwh CHMMCTpMMHoro TpH33MHa. 

B peaKTop c MeiuaJiKotf h TepMOMerpoM 3arpy>KaioT 50 * *bAa ti 50 ^ 
boah m noMemaiOT ero a j?ejwi»Y» 6aHio. 10 2 UH3HypxJiopHAa pactBOpa- 
iot a 50 aueTOHa npH HarpeaaHHK m stot padBOp noareneHHO np«6aa- 
j\*m b peaKTop npH xopouicM pasMeunfBanwH, ran hto6w TeMnepatypa 
b peaxTope He noiMHMa;iacb Bbitue 5° 3areM b tcmchhc oAHoro *iaca npH- 
6aB/uuoT 10,1 c aHHJiHHa (teMnepaTypa npH stom He AO/wwa ObiTb bu- 
iue 15°) nocne npH6aBJicHH« aMHJiMMa bboa*t nocTeneHHO 4,34 a eAKoro 
Havpa b 25 ma boaw c ratco* CKOpocTbio, mo6w peaxuHH cpeaw no $e- 
»OJt^Ta^ieHHy He 6«Jia mejionHon. TeMnepaTypy b peaKrope noAHHMawr 
AO 40—45° h npoiio^)KaiOT nepeMeiuwaaHHe npH 3toh reMneparype b Te- 
senile auyx sa^OB. O6pa30BaBUJHncH ocaaoK oT<|)HJibTpoBWRa)OT. npoMbi- 
BaioT BOAott h BwcyuiMBawT npn TCMncpaiype 70—80° no^yqaiOT 15,3 c 
(bhxoa95 > 0%) KpHCTa-n/iHueLKoro BetnecTBa 2 xyiop-4,6 aHH/)t«H cMMMerpMH- 
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Hero Tpua2i!Ha c t. nA. 199—201°; nocne nepeKpHCTaAJmaauHM H3 GeuaoAa 
t. ha. t<e Meimercp; 

6) no^ieiiKC 2*ftJiop-4,6-jui (2.4\anx.iop3itHJiKHa) chmmctpmhhoto 
rpnaawHa. 

B peaKtnp c MeiuavtKo*, repMOMeTpow, 6ap6oTepoM h otboahoh Tpy<5- 
KOii noMciaaiOT 20 npoMe>KyTo«Horo npoAyKTa 2-xAop-4,6*aHHAHH chm- 

MeTpHHHOrO Tp«33Wwa; 1,5 A KOHUeHTpHpOBaHHOA yKCyCHOM KHCAOTU H 

22 t 6c3boahoco aueraia uaTpuju ■ Coa6P>khmo€ peaKTopa pa3MeuuwBaioT 
k npM r^MnepaType 20—25° nponyci<atoT 19,1 (100%) xjiopa b teqeHHfr 

4 HOC. BunahUlMH OC3AOK OTCfrH.'lbTpOBbieaiOT, npoMWBaror BOAotf k Bwcy- 

uiHBaiOT npH rewncpaTypc 70— 80*. nanyMawT 23,5 c (buxoa 40,2%) bc- 
tuecTBa (F) c t. n;i. 201—201,5° M£T04:ihk HcnoAb3yK)r &j\h nosTopHwx 
peaKUHK, npH stom bwxoa KOrteHiioro npoAyKia CjsHa N5 — CI5 — - AOCth- 
raeT 100%. 

HaJUeHo » %*: N- 16,05; CI — 40,02; 40,76. 
Buihcjicmo b %%: N — 16,08; CI— 40,70. 

npHMep 2. noflyHemie 2, 4, 6-Tpn (2, l-AuxAopaiiHAHHa) chmmct- 

pHMHOrO TpH^3JiHD (II). 

a) nojiysertHC 2„ 4, 6-tpna hhjimh cnMMCTp«mioro rpnaanHa. 
. B peaKTop c MeuiaAKOK, ofipaiHWM xo^ojih.h>hhk*om h xaaeAbHOH bo- 
poHKOw, 3arpy>*aiOT 50 e atin^HHa h 500 ma GeHaoAa; HarpeeaioT cMecb &o 
khhchwh h nepej KaneAbiiyio BopoHKy npHSaBJtnroT h TeneiiHG I nac 18,45 ^ 
UMaHypx^iopHAa b 200 ma 6eii30Aa; 3atcM HarpeBaHHe npoAOA>Kajor b re- 

^6HHC 2 HQC npH p33MeiOHBaHHH. CMecb OXJiaHCflaiOT, OC3AOK OT({)HilbTpO* 

eii/BaiOT, npoMtiBaioT ropflweft boaoh ao orpHiiaTejiMioK peaKUHH Ha moh 
/jiopa k BbicyuiHBaiOT npK TeMitepaType 100°. 

rio^ysaiOT 32,8 a (bmxga 92,0%) 6ojjoro KpHcraAJiwwecKoro BemecTBa 
2, 4. 6-vpHBKHJiHK CHMMeTpirnHoro TpH33HHa c t, nn. 226—227°. rioc/ifr 
nepcKpHCTa;i/tK3auHH H3 yKcycHofi khcaotu t. n/i. — 228°, 

6) ncwiyMCHMe 2,4, 6-rpM-(2, 4-awxaop3khakh) cHMMerpHMHoro rpaa- 

3HH3 (II). 

PcaKUHK) npoBOAHT aHa^orHUHo npaeMy I, nyiiKT «b*. npH stom xao- 
pwpqBaHHe nOcACAHHe ABa naca BeayT np« TCMrteparypc 40°. Ha 22,9 t 
2, 4, 6-TpwaHHjiHH cMMMeTpHiKoro TpnaaMHa M 31,8 i aiie-rata HaTpHsu 
pacTBopeHHoro b 2,5 a yKcycuoH khcaotw, noAynatoT 20,0 ^ (buixoa 56,2%) 
coeAHHCHMji (II) c t. iwi. 256°. rioc^e nepefcpHCTaA^HaauHH M3 ahmctwjkJkjp- 
MaMHAa t. Tin. npoAyKTa 259°. Ilp« npoBeAeuHH peaKnnH H3 MaTOMHoro 
pacTBOpa bwxoa AOcrnracT 100%. 

IlpeAMeT H30 6p6TCKK R 

Cnoco6 no.iyMeHK« 2-xiiop-4, 6-a« h 2, 4, 6-Tpn (2, 4 * a n x n op a h hji h h ) 

CHMMCTpHHHblX TpH33HH0b 113 AUHAHHd H UHaHypXJlOOViAa, O T Jl H H a KD- 

iUHMca Te«v<. 4ro. c ucAbio nOAynenHH bucdkwx BbixoAOa kohcmhux npo- 
AyKTfto, no^yueHHwe npoMe>Kyro«Hwe npoAyKTbT 2-x^op-4, 6-AHaHHJiviK k 
2, 4, 6-TpnanHJinH cHM.MCTpifHHWc Tpna3Hnw x^opnpyiOT AO coAep«a- 

MHK ABVX 3TOM0B XJlOpa B apOMaTHMCCKHX RApaX U^ieBblX npOAyKTOB. 
CocTAQitTC/tb on«cannn A. B. HciaMKHH 
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UliTH np« KoAiHTerc no je^aM K40ffp^Tem»l n f>TKpwTKfl . 
npii CooeTe MiinncTpOQ CCCP 
Moc«t>a. Ueiitp, M. ^epKaccKHM ncp., c. 2/6 



fnaorpa4)»« UDTW KoMHtcra no ae/j«M naoOpeTeiMiil n oiKpuTuTi 
jip« Co*e7i» MiJMMCTpoa CCCP, MocKoa,' nctpooKa, 14 



